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@ Verfahren zur destillativen Zeriegung eines azeotropen Stoffgemischas. 

Verfahren zux..ae5tiliaiiyen Zenegung eines azeotropen 
Oder sich annfihemd azeotrop verhaitenden, schwer destilla- 
tiv trennbaren Stoffgemisches in zwei refne oder weitgehend 
reine Fraktionen durch Zugabe einer Zusatzkomppnente - 
analog einer Extraktivdestillation - mittels einer Destitiations- 
kolonne, die in einem Teilbereich durch eine In LSngsrlch- 
tungwirksame Trenneinrichung. die eine Quervenmischung 
von Flussigkelts- und/oder Brudenstrdmen ganz oder teilwei- 
ae verhtndert, in einen Zulaufteil und einen Entnahmeteil 
unterteilt ist, wobei dam Zulaufteil und dem Entnahmeteil 
das azetrope Stoffgemisch in Teilstromen jeweils am Kopf 
Oder in der NShe des Kopfes zugefOhrt wird, und die zwei 
reinen oder weitgehend reinen Frakttonen als Kopfprodukt 
aus der Destlllationskolonne und als Seitenprodukt aus dem 
Entnahmeteil abgezogen warden. 
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BEZEICHNUNG GEANDERT 
siehe Titelseite 

Verfahren sur deBtlUativen Zerlegung elnes aseotropen Stoffgemlsches 

- analog einer Ext raktivdest illation - mittels einer Destillationakolonne 



05 Die Erfindung betrifft ein Verfahren nach dem Oberbegrif£ dea Anapruchs 1. 

Ea iat bekannt, zur deatillativen Zerlegung eines azeotropen Zweistoffge- 
miscbes in aeine Einzelkomponenten verschledene destillative Verfahren 
einzuaetzen* Dies slnd im wesentlichen die Zweidruckdest illation, die 
10 azeotrope Destination und die extraktive Destination. Diese 3 Destilla- 
tionsverfahren aind ausfUhrlich im Lehrbuch von R. Billet, "Industrielle 
Destination", Jahr 1972, Seiten 223 bis 231 beschrieben* 

Als Nachteil erweist sich bei alien 3 Destillationsverf ahren, daB min- 
is destens 2 Destillationskolonnen zur Auftrennung des azeotropen Zweistoff- 
gemisches notwendig sind. Daraus resultiert apparativ und meB- nnd regel- 
technisch ein erhdhter Aufwand. 

Aufgabe der vorliegenden Erfindung ist es, die destillative Zerlegung von 
20 azeotropen Zweistoffgemischen zu vereinf achen, d*h« in einem einstufigen 
Destillationsverf ahren, mittels einer Destillationskolonne , durchzufUh- 
ren. 



Diese Aufgabe wird durch die kennzeichnenden Merkmale des Anspruchs 1 
25 gelSst. 

Ein Ausfiihrungsbeispiel der Erfindung ist in der Zeichnung dargestellt 
und wird im folgenden nSher beschrieben. 



30 Es zeigen 



Figur 1 

ein schematisches Verf ahrensflieBbild einer Destillationskolonne, bei der 
das azeotrope Zweistof f geoisch dem Zulaufteil und dem Entnahmeteil in 
35 Teilstriimen jeweils am Kopf zugefuhrt werden. 

Figur 2 

ein schematisches Verf ahrensflieBbild einer Destillationskolonne, bei der 
das azeotrope Zweistof fgemisch ausschlieBlich dem Zulaufteil zugefuhrt 
40 wird. 

GemSB Figur 1 wird eine Destillationskolonne 1 - im folgenden Kolonne 1 
genannt - durch eine in Laogsrichtung wirksame Trenneinrichtung 2 in 
Go/P 
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einen Zulauftell 3 und elnen Entnahmeteil 4 unterteilt. Der Entnahnetell 
4 l8t am oberen Ende det Trenneinriehtung 2 durch elnen FllisslgkeltssainiD- 
ler 5 flbllcher Bauart ao abgeschloasen, dafl die von oben aus dem nlcht 
untertellten oberen Berelch 6 der Kolonne 1 herabstrBmende FHissigteit 
05 voUatandlg in den Zulauftell 3 der Kolonne abgeleltet wlrd. so dafl von 
dem nlcht untertellten oberen Berelch 6 kelne Zusatzkomponente E (Extrak- 
tlonsmlttel) In den Entnahmeteil 4 gelangen kann. Dem Kopf des oben of fe- 
nen Zulauftella 3 und dem Kopf des oben Dampf durchlassenden, jedoch Plfls- 
slgkelt absperrenden Entnahmetells A werden In TellstrSmen das azeotrope 
10 Zweistoffgemlsch A.B zugegeben. Die Zufuhr des Tellstroms am ^opfdes 
Entnahmetells 4 entsprlcht der erf orderllchen Fiasslgkeltsmenge fUr den 
Stoffaustausch Innerhalb des Entnahmetells 4, Dlese Funktlon erklfirt, dafl 
dleser Zulauf Strom bevorzugt flusslg und mlt mBgllchst nledrlger Tempera- 
tur zugegeben wlrd. um die Menge mBgllchst kleln zu halten. Gemfifl Figur 1 
15 wlrd dcmnach das azeotrope Zweistoffgemlsch A,B In TellstrBmen Jewells 
dem Kopf Oder In der KHhe des Kopfes des Zulauf tells und Entnahmetells 
zugegeben, wShrend die slch In der Zusatzkomponente E schlecht IBsende 
Komponente A des Zwelstoff gemlsches In Ubllcher Weise Uber Kopf der ^ 
Kolonne abdestllllert wlrd. und die slch in der Zusatzkomponente E lelcht 
20 IBsende Komponente B des Zweiatof fgemlsches dampf fOrmlg oder flOsslg aus 
dem Entnahmeteil abgerogen wlrd. Die Zusatzkomponente E wlrd wle bel der 
bekannten extraktlven Destination In den oberen nlcht untertellten Be- 
relch der Kolonne zugefahren und als Sumpfprodukt rein Oder mlt gerlngen 
Resten der slch lelcht losenden Komponente B als Sumpfprodukt abgezogcn 
25 und gegebenenfalls Im Krelslauf wleder der Kolonne zugefiihrt. 

Gemafl Flgur 2 1st der Entnahmeteil A am Kopf gegen den nlcht untertellten 
oberen Berelch 6 dicht abgeschloasen. Bes welteren 1st der Kopf des Ent- 
nahmetells 4 mlt emem Kondensator 7 f Ur die Tell- oder Totalkondensatlon 
30 der aus dem Entnahmeteil 4 abzuziehenden slch lelcht IBsenden Kompo- 
nente B des Zwelstoff gemlsches ausgeriistet. Der Entnahmeteil 4 entsprlcht 
hler der nachgeschalteten VerstarkungssSule bel der bekannten extraktlven 
Destination zur Trennung der slch In der Zusatzkomponente lelcht IBsen- 
den Komponente von der Zusatzkomponente (Extraktlonsmittel). 

35 

Im Gegensatz zu elnfachen bestlllatlonen In ISngsunterteilten Kolonnen 
Ist die erflndungsgemafle Ausffihrung der Extraktlvdestlllatlon dadurch 
gekennzelchnet, dafl die Im Entnahmeteil abgezogene Seltenf raktlon nur am 
unteren Ende der LSngsunterteilung vorbei vom Zulauf- in den Entnahmeteil 
40 gelangt. Abgesehen vom Sonderfall elner Totaltondcnsatlon des Im Entnahme- 
teil auf stelgenden BrOdens am oberen Ende der LSngsuntertellung kann soger 
elne StrOmung In umgekehrter Rlchtung stattflnden, d.h. elne Tellmenge 
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der im Seltenabzug zu entnehmenden Fraktlon gelangt an oberen Ende der 
Langsunterteilung aus den Entnabmeteil rurUck In den oberen gemeinsanen 
Kolonnenberelch bzw. den Zulauftell. 

05 Der entecheldende Vortell des erf indungsgemaflen Verfahrens liegt dartn, 
die Trennung eines azeotropen Zweistof f gemisches in seine Elnzelkomponen- 
ten mlttels einer Destillationskolonne durchaufUhren. 
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PatentansprOche 

1. Verf ahren zur destlllativen Zerlegung elnes azeotropen oder sich an- 
nShernd azeotrop verhaltcnden. scterer destUlatlv trennbaren Stof f- 

05 gemlsches in rwei relne oder weitgehcnd relne Fraktlonen durch Zugabe 

einer Zusatzkooponente - analog elner Extralttivdestlllation - mittels 
elner DeBtillationskolonne. die In elnem Tellberclch durch eine in 
Lfingsrichtung wirksaae Trenneinrlchtung. die eine Querverniischung von 
FlOsBigkeite- und/oder BrQdenstrBmen ganz oder teilweise verhindert, 

10 in einen Zulaufteil und einen Entnahmeteil unterteilt let. dadurch 

pdeeanzelchnet. dafl dem Zulaufteil und dem Entnahmeteil das azeotrope 
Stof fgemisch in TeilatrOmen jeweils am Kopf oder in der HSbe des 
Kopfes zugefOhrt wird, und die zwei reinen oder weitgehend reinen Frak- 
tionen als Kopfprodukt aus der Destillationskolonne und als Seitenpro^ 

15 dukt aus dem Entnahmeteil abgezogec werden. 

2. Verf ahren nach Anspruch 1. dadureh eeke nnzeichnet. dafl dem Zulaufteil 
das azeotrope Stof fgemisch am Kopf oder in der NShe des. Kopfes zuge- 
fUhrt wird, und die rwei reinen oder weitgehend reinen Fraktionen als 
20 Kopfprodukt aus der Destillationskolonne und als Seitenprodukt aus 

dem Entnahmeteil abgezogen werden. 

Zeichn. 
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Abstract of the Disclosure: A mixture which is azeo- 
tropic or which behaves almost azeot ropi ca L ly and is 
difficult to separate by distillation, is separated into 
two pure or substantially pure fractions by distillation, 
by adding a further component, using a procedure which is 
similar to ex-tra^tive distillation and is carried out in a 
distillation column, a section of which is divided into a 
feed part and a take off part by means of a separating 
unit which is effective in the longitudinal direction and 
completely or partially prevents cross-mixing of liquid 
streams and/or vapor streams. In this process, the azeo- 
tropic mixture is fed as bleed streams to the feed part 
and to the take off part, in each case at or near the top, 
and one of the two pure or substantially pure fractions is 
removed as a top product from the distillation column 
while the other is removed as a side product from the take 
off part. 
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,- r..,.Sno an az ^ntrnolc mixture by distillation 
in a distillation column by a procedure similar 
p.«tractive distillation 
The present invention relates to a process for 
separating a mixture «hich is a.eotropic or behaves 
almost azeotropically and is difficult to separate 
by distillation, into two pure or substantially pure 
fractions by distillation, by adding a further compo- 
nent, using a procedure which is similar to extractive 
distillation and is carried out in a distillation column, 
a section of which is divided into a feed part and a take 
off part by means of a separating unit which is effective 
in the longitudinal direction and completely or partially 
prevents cross-mixing of liquid streams and/or vapor 
IS streams. 

It is known that a two-component azeotropic 
mixture can be separated into its individual components 
by means of various distillation methods. These are 
essentially two-pressure distillation, areotrop.c dis- 
tillation and extractive distillation. These three dis- 
tillation methods are described in detail by R. Billet 

in Distillation Industrielle , 1972, pages 223-231. 

All three distillation methods have the disad- 
vantage that two or more distillation columns are re- 
quired for separating the two-component azeot ropi c . mi x- 
ture, entailing high costs in terms of apparatus and in- 

St rumentat i on. 

It is an object of the present invention to sim- 
plify the separation by distillation of 

tropic mixtures ie. to carry out the procedure in a single 
stage distillation process using one distillation column. 

It has been found that this object is achieved, in 
accordance with the" invention, if the ^^^^^/^^ 
is fed as bleed streams to the feed part and to the take 
off part, in each case at or near the top, and one of 
the two pure or substantially pure 

as a top product from the distillation column while the 
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other is removed as a side product from the take off part. 

More particularly, the present invention proposes 
a process for separating by distillation a mixture which is 
azeotropic or behaves almost azeotropically and is difficult 
to separate by distillation into two pure or substantially 
pure fractions, wherein: 

a) use is made of a single distilation column 
having a section divided into a feed part and a take off 
part by means of a separating unit which is effective in the 
longitudinal direction and prevents cross-mixing of liquid 
stream, vapor stream or both of themj 

b) a further component in which one of the two 
fractions to be separated is readily soluble, is added as 
an extraction agent into the mixture; 

c) the mixture to be separated is fed as a bleed 
stream to the feed part of the distillation column, at or 
near the top of said feed part; 

d) the fraction readily soluble in the further 
component added to the mixture is removed as a side product 
from the take-off part of the column, and 

e) the other fraction sparingly soluble in the 
further component is removed as a top product from the 
column • 

In accordance with a first preferred embodiment of 
the invention: 

- the column has an undivided section located 
above the divided section? 

- the take-off part of the divided section of the 
column has its top sealed off tightly from the undivided 
upper sections; and 

- the top of said take-off part is equipped with 

a condenser for partial or total condensation of the readily 
soluble fraction of the mixture, which is removed from said 

take-off part. 

In accordance with another preferred embodiment of 
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the invention, the mixture to be separated is also fed as a 
bleed stream to the take-off part of the distillation column. 
. at or near the top of said take-off part. 

These two preferred embodiments of the invention 
5. are illustrated in the accompanying drawing, and are described 

in detail below. 

Figure 1 shows a process flowchart for a distilla- 
tion column in which the two-component azeotropic mixture 
is fed as bleed streams to the feed part and to the take 
10 off part, in each case at the top. 

Figure 2 shows a process flowchart for a distilla- 
tion column in which the two-component azeotropic mixture is 
fed exclusively to the feed part. 

in Figure 1, a distillation column 1 (referred to 
15 below as column 1) is divided into a feed part 3 and a 

take off part 4 by means of a separating unit 2 which is 
effective in the longitudinal direction. The take off part 
4 is closed at the upper end of the separating unit 2 by 
means of a liquid collector 5 of conventional construction, 
20 so that the liquid flowing downward from the undivided upper 
section 6 of column 1 is conducted completely into the feed 
part 3 of the column, with the result that the further 
component E (extraction agent) cannot pass from the undivided 
upper section 6 into the take off part 4. The two-component 
25 azeotropic mixture A. B is fed as bleed streams to the top 
of the feed part 3. which is open at the top. and the top 
of the take off part 4. which allows the vapor to pass 
through the top but prevents liquid from doing so. The 
bleed stream is fed in at the top of the take off part 4 
30 in an amount corresponding to the amount of liquid required 
for mass transfer within the take off part 4. Because it 
has this function, this feed is preferably introduced in 
liquid form and at a very low temperature, in order to keep 
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the amount very small. Accordingly, in Figure 1, the two- 
component azeotropic mixture A, B is fed as bleed streams 
to the feed part and to the take off part, in each case 
at or near the top, while that component. A, of the said 
mixture which is sparingly soluble in the 
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further component E is distilled off via the top of the 
column in a conventional manner, and that component, B, 
of the stated mixture which is readily soluble in the 
further component E is removed from the take off part, 
in the form of vapor or liquid. As in the conventional 
extractive distillation, the further component E is fed 
into the u^r, undivided section of the column, and is 
removed as a bottom product, either in pure form or 
containing small residual amounts of the readily soluble 
component B, and, if required, is recycled to the 
column. 

In Figure 2, the top of the take off part 4 is 
sealed off tightly from the undivided upper section 6. 
Furthermore, the top of the take off part 4 is equipped 
with a condenser 7 for partial or total condensation of 
the readily soluble component B of the two-component 
mixture, which is. to be removed from the take off part 
4. In this case, the take off part 4 corresponds to the 
downstream rectification column in the conventional ex- 
tractive distillation, for separating the component 
which is readily soluble in the further component from 
this component (extraction agent). 

In contrast to simple distillations in columns 
divided Lengthwise, in the novel procedure for extractive 
distillation the side fraction removed from the take off 
part passes from the feed part into the take off part 
only at the lower end of the Longitudinal partition. 
Apart from the special case where the vapor rising in the 
take off part undergoes total condensation at the upper 
end of the Longitudinal partition, it is even possible 
for. flow to take place in the opposite direction, ie. 
some of the fraction to be removed as a side stream 
passes, at the upper end of the Longitudinal partition, 
from the take off part back into the upper, common column 
section or into the feed part. 

The decisive advantage of the novel process is 
that the separation of a two-component azeotropic mix- 
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ture into its individual components can be carried out 
by means of one distillation column. 




The embodiments of the invention in which an ex- 
clusive property or privilege is claimed are defined as follows 

1. A process for separating by distillation a 
mixture which is azeotropic or behaves almost azeotropically 
and is difficult to separate by distillation into two pure 
or substantially pure fractions, wherein: 

a) use is made of a single distilation column 
having a section divided into a feed part and a take off 
part by means of a separating unit which is effective in the 
longitudinal direction and prevents cross-mixing of liquid 
stream, vapor stream or both of them? 

b) a further component in which one of the two 
fractions to be separated is readily soluble, is added as 
an extraction agent into the mixture; 

c) the mixture to be separated is fed as a bleed 
stream to the feed part of the distillation column, at or 
near the top of said feed part; 

d) the fraction readily soluble in the further 
component added to the mixture is removed as a side product 
from the take-off part of the column, and 

e) the other fraction sparingly soluble in the 
further component is removed as a top product from the 
column . 

2. The process of claim 1, wherein; 

- the column has an undivided section located 
above the divided section; 

- the take-off part of the divided section of the 
column has its top sealed off tightly from the undivided 
upper sections; and 

- the top of said take-off part is equipped with 

a condenser for partial or total condensation of the readily 
soluble fraction of the mixture, which is removed from said 
take-off part. 



3. The process of claim 2, wherein: 

- the further component used as an extraction 
agent is removed from the bottom of the column up and 
recycled up to the undivided upper section of said column. 

4. The process of claim 1. wherein the mixture to 
be separated is also fed as a bleed stream to the take- 
off part of the distillation column, at or near the top of 
said take-off part. 

5. The process of claim 4, wherein: 

- the column has an undivided section located 

above the divided section; 

- the take-off part of the divided section of the 
column has its top designed to allow the vapors to pass 
therethrough but to prevent the liquids from doing so,, and 

- the mixture fed as a bleed stream at or near the 
top of said take-off part is introduced in an amount corres- 
ponding to the amount of liquid required for mass transfer 
within said take-off part. 

6. The process of claim 5, wherein: 

- the mixture fed as a bleed stream at or near 

the top of the take-off of the column is in liquid form and at 
very low temperature. 

7 The process of claim 6, wherein: 

-the further component used as an extraction agent 
is removed from the bottom of the column up and recycled up 
to the undivided upper section of said column. 
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